Abstract 1,8-Dihydroxy-4-methylanthraquinone was recently isolated as a red liquid from cyanobacterium. We have confirmed that assignment by synthesizing unambiguously the titled compound in a two-step process. This synthetic methodology consisted of treating 4-methoxy-3-cyanophthalide with 2-bromo-4-methylanisole under aryne-forming conditions then demethylating the1,8-dimethoxy-4-methylanthra-quinone so formed.
Introduction
Recently several new antibacterial metabolites were isolated from cyanobacterium Nostoc commune. 1 Among these metabolites was suggested to be 1,8-dimethoxy-4-methylanthraquinone (7), which presumably was the first anthraquinone to be isolated from a cyanobacterium. The structure of 7 was proposed on the basis of spectral analysis.
Results and Discussion
The finding that 7 existed as a red oil intrigued us. This is somewhat unusual since simple substituted anthraquinones are solid substances. We thus decided to confirm further the structure and physical form of 7 by preparing it unambiguously by a two-step reaction outlined in Scheme 1. The first step involves an aryne reaction in which 7-methoxy-3-cyanophthalide (1) 2 and 2-bromo-4-methylanisole (2) are converted to 3-lithio-3-cyanophthalide (3) and 3-methoxy-6-methylbenzyne (4), respectively. Intermediate 3 then adds regioselectively to the 1-position of aryne 3 to get adduct 5. 
General procedure for the preparation of 6
To a flame-dried flask was added 20 mL of LDA (2.0 M, 40 mmol) at -70 o C. After stirring for 10 min, 7-methoxy-3-cyanophthalide (0.95 g, 5 mmol) was added, and the stirring continued for 20 min to ensure complete anion formation. 2-Bromo-4-methylanisole (1.2g, 6 mmol) was added, the resulting solution was allowed to warm to room temperature, where it was stirred for 6 h. The reaction was then quenched with saturated NH 4 Cl solution (30 mL) and extracted with methylene chloride. The combined extracts were washed with dilute HCl then dried (Na 2 SO 4 ) and concentrated (rotary evaporator) to give a crude material. Chromatography of this material on silica gel (hexane/ethyl acetate, 4:1) gave the pure product 6 (180 mg, 15%). The physical and spectral properties for 6 are shown below.
General procedure for the preparation of 7
To a solution of 6 (28 mg, 0.1 mmol) in dry CH 2 Cl 2 (1 mL) was added at -78 0 C a soln of BBr 3
(1 mL of 1 in 1 M BBr 3 in CH 2 Cl 2 ). After 1 h, the mixture was warmed to rt. then quenched with saturated NaHCO 3 . The usual work up gave 7 (13 mg, 49% 
